1 H NMR and 13 C NMR were recorded on a Bruker 400 spectrometer. Mass spectra data were achieved via Trace-ISQ gas chromatography-mass spectrometer and Applied Biosystems API-2000 liquid chromatography/mass spectrometry/mass spectrometry (LC/MS/MS) Triple-Q mass spectrometer. Density functional theory (DFT) calculations were performed using Gaussian 09, and molecular structures at ground state were optimized at the B3LYP/6-31G(d) level. Fluorescence spectra were measured using a Spectrofluorometer Fluormax-4 (HORIBA Jobin Yvon Inc.). UV-Vis absorption spectra were recorded using an Ultra-Violet Visible Scanning Spectrophotometer Shimadzu 1700. Photoluminescence quantum yields were measured using an integrating sphere under air conditions, and transient PL measurements were measured with an Edinburgh Instruments FLS980 spectrometer under oxygen-free conditions. Transmission electron microscopy (TEM) images were observed using a FEI / Philips Tecnai 12 BioTWIN. DLS analysis measurements were recorded using a Dynamic Light Scattering Particle Size Analyzer (Malvern Zetasizer Nano ZS). One-photon fluorescence images of the cells were taken using a Laser Confocal Scanning Microscope (Leica SPE). Two-photon fluorescence images of the cells were taken using another Laser Confocal Scanning Microscope (Leica TCS SP5).
All photos were taken by a digital SRL camera. Synthesis N-(2-chlorophenyl)-10-phenyl-10H-phenoxazin-3-amine (1) 2-chloroaniline (6 mmol), 3-bromo-10-phenyl-10H-phenoxazine (5 mmol), Cs 2 CO 3 (10 mmol), P(t-Bu) 3 (0.6 mmol) and PdOAc 2 (0.2 mmol) are dissolved in 100 mL of toluene. Then, the reaction solution is stirred to reflux for 12 h. After completion of the reaction, water and dichloromethane (DCM) are added. The organic layer is concentrated in vacuo and the residue solid is purified to give the product as white solid (1.51g, 79%). 1 H NMR (400 MHz, Acetone-d6) δ 7.74 (t, J = 7.4 Hz, 2H), 7.60 (t, J = 7.5 Hz, 1H), 7.47 (d, J = 7.5 Hz, 2H), 7.38 (d, J = 7.9 Hz, 1H), 2H) 12-phenyl-5,12-dihydroindolo[3,2-b] phenoxazine (P) 1 (2 mmol), 1,3-bis(2,6-di-i-propylphenyl)imidazolium chloride (0.1 mmol), PdOAc 2 (0.3 mmol), K 2 CO 3 (4 mmol) and 40 mL of N,N-dimethylacetamide (DMF) are added into a 100 mL round-bottom flask. Then, the mixture is stirred at 130 °C for one day.
Then, water and DCM are added to the cooled mixture. The organic layer is concentrated and the residue solid is purified to give the product as white solid (0.42g, Hz, 1H), 7.29 (t, J = 7.6 Hz, 1H), 7.17 (t, J = 7.5 Hz, 1H), 6.86 (s, 1H), 6.73 -6.71 (m, 1H), 6.67 -6.61 (m, 2H), 6.51 (s, 1H), 5.96 (d, J = 7.6 Hz, 1H). 13 C NMR (101 MHz, CDCl 3 ) δ 143. 53, 143.23, 141.51, 139.65, 139.33, 139.24, 135.94, 134.43, 133.93, 133.73, 131.33, 130.85, 129.75, 128.72, 128.23, 126.26, 126.02, 125.57, 124.39, 123.52, 122.68, 121.63, 121.02, 119.90, 119.30, 115.43, 113.20, 109.24, 103.92, 97.22 , 3.54; N, 4.47; O, 12.76; S, 10.23; found C, 68.73; H, 3.66; N, 4.82; O, 12.34; S, 10.45. 2-(13,13-dimethyl-5-pheny5,13-dihydro-11H-indolo[2,3-b] acridin-11-yl)thianthrene 5,5,10,10-tetraoxide (AT) AT is synthesized using the similar procedure as for PT. With that, P is replace by 13,13-dimethyl-5-phenyl-11,13-dihydro-5H-indolo[2,3-b]acridine (A) (0.41g, 64%). 65, 141.49, 139.88, 139.57, 139.31, 137.69, 135.62, 134.83, 134.12, 133.95, 131.59, 131.30, 131.05, 129.97, 129.60, 128.40, 128.34, 126.37, 126.19, 125.93, 124.68, 124.36, 122.83, 121.29, 120.38, 116.92, 114.04, 109.32, 105.62, 104.86, 36.99, 30.16 C, 71.76; H, 4.32; N, 4.29; O, 9.80; S, 9.82; found C, 72.06; H, 4.55; N, 4.31; O, 9.69; S, 9.39 .
Preparation of AT NPs and PT NPs
250 µL of AT /THF (0.5 mg/mL) and 250 µL of DSPE-PEG2000/THF (5 mg/mL) were fully mixed and then added dropwise into 5 mL of DI water under 1200 rpm magnetic stirring at 25°C for 1 h. Then THF was removed from the original AT NPs suspensions using a rotary evaporator. The PT NPs were prepared by the same protocol. The AT NPs and PT NPs suspensions were stored at 4 °C for future use. 
Statistical analysis
Error bars were based on the standard error of the mean (SEM) and n = 3. The data are
given as Mean ± SEM. Statistical significance was analyzed by the two-tailed Student's t test. *p < 0.05 and **p < 0.01 was considered statistically significant.
Scheme S1. Synthetic routes of PT and AT. 
